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1.0 SUMMARY

MPI Research, Inc. successfully extracted and analyzed fish and clam samples for the
determination of perfluorooctanoic acid (PFOA) according to 3M Environmental
Laboratory Method ETS-8-049.2 (V0003970) detailed in MP1 Protocol P0003267
Amendments #3 through #8 (Appendix A, pgs. 124-151).

The limits of quantitation (LOQ) for the analyte in the fish fillet samples are listed in
Table I. The target LOQ for the method for fish fillet samples was 0.20 ng/g. The limits
of quantitation (LOQ) for the analyte in the whole body fish samples are listed in Table
II1. The target LOQ for the method for whole body fish samples was 0.20 ng/g. The
limits of quantitation (LOQ) for the analyte in the clam samples are listed in Tables V.
The target LOQ for the method for clam samples was 0.20 ng/g. After evaluation of the
reagent blanks (method blanks) used for the analysis, the LOQ was determined. There
were no instances where a raised LOQ was required. A discussion of the process used to
evaluate the reagent blanks can be found in section 6.3 of the report. The LOQ for the
analyte in the re-extracted whole body fish sample is listed in Table IV. The target LOQ
for the method for the re-extracted whole body fish sample was 0.20 ng/g.

Analytical results and assessed accuracies for the analysis of PFOA found in the fish fillet
samples are summarized in Table I. Fortification recoveries for PFOA in the fish fillet
samples are detailed in Table V1. The average percent recovery + standard deviation for
PFOA in the fish fillet samples was 105 £ 23%. The results for one fish fillet sample
were not reported (NR) due to low spike recovery outside of the acceptance criteria range.
The sample was re-extracted and reanalyzed (Table IT), but matrix spike recovery of the
re-extracted sample (Table VII) was also outside of the acceptance criteria range.
Analytical results and assessed accuracies for the analysis of PFOA found in the whole
body fish samples are summarized in Table III. Fortification recoveries for PFOA in the
whole body fish samples are detailed in Table VIII. The average percent recovery &
standard deviation for PFOA in the whole body fish samples was 99 & 20%. The results

for one fish fillet sample were not reported (NR) due to low spike recovery outside of the

acceptance criteria range. The sample was re-extracted and reanalyzed, and the analytical
results and assessed accuracies for the analysis of PFOA found in the re-extracted whole
body fish sample are summarized in Table IV. The fortification recovery for PFOA in
the re-extracted whole body fish sample is detailed in Table VIII. The percent recovery
for PFOA in the re-extracted whole body fish sample was 89%. Analytical results and
assessed accuracies for the analysis of PFOA found in the clam samples are summarized
in Table V. Fortification recoveries for PFOA in the clam samples are detailed in Table
X. The average percent recovery * standard deviation for PFOA in the clam samples was
111 * 19%.

The assessed accuracy for the majority of the samples reported is +/- 30%. The

accuracies were assessed for each sample by reviewing the matrix spike whose spiking
level most closely matches the endogenous concentration found in the sample.

MPI Research Page 12 of 151

s

o ey oo

ey

et

gy

- Ry -‘i [ fS—

b
tvenemnzed

Lot

-y




=

i

Interim Report #3 — Analysis of Fish and Clam Samples MPI Study No.: 0137.0219
MPI Project No.: P0003267

2.0 OBJECTIVE

The objective of the analytical part of this study was to determine levels of
perfluorcoctanoic acid (PFOA) in fish and clam samples according to Protocol P0003267
and Amendments #3 through #8 (Appendix A),

3.0 INTRODUCTION

This report details the results of the analysis for the determination of PFOA in fish and
clams wusing the 3M Environmental Laboratory analytical method ETS-8-049.2
(V0003970) entitled, “Determination of Fluorochemicals via Solid-Phase Extraction of
Fish Tissues (Fillet or Whole Body) by High Performance Liquid Chromatography with
Tandem Mass Spectrometry” detailed in MPI Protocol P0003267 Amendments #3
through #8.

The study was initiated on June 14, 2007, when the study director signed protocol number
P0003267. The analytical start date for this interim report was December 27, 2007, and
the analytical termination date for this interim report was May 12, 2008,

4.0 ANALYTICAL TEST SAMPLES
s oAl liold SAMPLES

A total of one hundred and eighteen samples (ExyLIMS ID C0227544, C0227546 —
C0227656, and C0227658 — C0227663 from login ID L00010436), one hundred and
twelve fish and six clams, were received on dry ice on December 20, 2006 from Charles
Young at Weston Solutions, Inc. The one hundred and twelve fish samples represented
six sample sites: DL1, DL2, DL3, DOU, DMC, and DBC. Each site consisted of twenty

samples) and ten bass samples (five bass fillets and five whole body bass samples). For
the DL2 site, the twelve samples represented ten catfish samples (five catfish fillets and
five whole body catfish samples) and two bass samples (two whole body bass samples).
All samples were logged in by MPI personnel and placed in frozen storage, ‘

The sample IDs assigned by the client follow this formula:
Dxx-x02-xxxx3x%-x(x)-0612xx.

The first string begins with D for Decatur, Alabama and the xx defines the sampling area
where:

DL3 = Up river Letter of Intent (LOI) sampling location LOC-3

DL2 = Cross river LOI sampling location LOC-2

DL1 = Down river Fox Creek mouth LOI sampling location LOC-1

MPI Research Page 13 of 151
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MPI Project No.: P0003267
DBC = rs Creek mouth
DOU = > at 3M WWTP outfa:’
DMC = ‘nstream Mallard Cre. mouth
The s¢ string defines the gc -ral category of the biota sample and the sampling
round * :
FO2 =1 ample second round
102=1 <brate sample second : mnd
The thi: ‘ng defines the specie: first two characters), the sample type (third character)
and the -ple number (last thr characters) within that sampling area and type of
sample T '
IP = ch i catfish (Icralurus pwr- atus)
MS =1 nouth bass (Micropter salmoides)
CF=A  .clam (Corbicula flur :ea)
F=Fil}  :suesample
W=W body sample
001 thrr 1005 = sample number vithin the sampling area and sample type
The fou  string additionally defir -s the sample type where:
0 =Pri: - field sample
1 =Fiel :plicate sample
RB =FE: ment rinseate blank sample
The fifi:  ring defines the sample preparation date in YYMMDD format.
Sample  1-in and chain of custedy information is located in the raw data package
associat.  with this interim report. Storage records will be kept at MP1 Research, Inc.
(State C¢  cge).
5.0 REFERENCE MATERIAL
The reqg. -ition information, lot, purity, and expiration date for the reference material
used in t- s study is listed below. The reference material was stored refrigerated.
o ExyLIMS . Purity Expiration Received
Compou-4 Inventory No. Supplier Lot# (%) Date Date
No
PFOA SP0O00806S Oakwood YI6G 98 Definitive  09/08/06
Products, Inc. .
Expiration

MPI Research Page 14 of 151
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The molecular structure of the standard is given below:

PFOA
Chemical Name: Perfluorooctanoic acid
Molecular Weight: 414
Transitions Monitored: 413 — 369

413 — 219

Structure;

6.0 DESCRIPTION OF ANALYTICAL METHOD

The 3M Environmental Laboratory analytical method ETS-8-049.2 (v 0003970) entitled,
“Determination of Fluorochemicals via Solid-Phase Extraction of Fish Tissues (Fillet or
Whole Body) by High Performance Liquid Chromatography with Tandem Mass
Spectrometry” and details in Amendments #3 through #8 (Appendix A, pgs. 124-151)
were used for the sample analysis in this study,

6.1 Extraction Procedure for Fish and Clams

6.1.1 Sample Preparation

Before the samples could be weighed for the extraction, they had to be
processed. To process, the frozen samples were placed into a food
processor and homogenized with dry ice. The samples were transferred to
one-gallon Ziploc bags and placed in frozen storage with bag left open to
allow the dry ice to sublime. After sublimation, the sample bags were
sealed and remained in frozen storage until time of analysis. Sample
processing records are located in the Sample Information section of the
raw data package except for those that were processed and supplied by the
study sponsor as outlined in the protocol deviation found in the raw data
package. -

6.1.2 Sample Extraction

A 3-gram portion of each sample was weighed into a graduated cylinder,
and the samples were brought up to 30 mL with acetonitrile. Each sample

MPI Research » Page 15 of 151
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was then homogenized for ~2 minutes. 5-mL aliquots of each sample
were transferred to 15-mL centrifuge tubes, fortified as appropriate, and
vortex mixed. The samples were placed into a freezer for ~1 hour, and
then centrifuged for ~20 minutes at ~3000 rpm at -5°C. The supernatant
was decanted into 100 mL of 2% H;PO4 (aq) and vortexed. Next, the
samples (catfish fillets, bass fillets, catfish whole bodies and clams} were
loaded onto preconditioned HLB SPE cartridges (conditioned with 2 mL
of methanol followed by 2 mL of water) and drawn through under
vacuum, discarding the eluent. The whole body bass samples were loaded
onto preconditioned tC18 SPE cartridges (conditioned with 5 mL of
methanol followed by 5 mL of water) and drawn through under vacuum,
discarding the eluent. After the samples were drawn through the
cartridges, the cartridges were washed with 2 mL of 5% methanol (aq) (for
the fillet samples) followed by 2 mL of 2% formic acid (aq) and suctioned
dry. The HLB SPE cartridges were then cluted with 2 mL of 5% NH,OH
in methanol, and the tC18 SPE cartridges were eluted with S mL of 5%
NH4OH in methanol. The samples were then transferred to HPLC
autosampler vials and diluted as nccessary in 5% NH3OH in mcthanol.
Each sample was analyzed by LC/MS/MS electrospray. ’

6.2 Preparation of Standards and Fortification Solutions

A stock standard solution was prepared as specified in the method. The stock standard
solution was prepared at a concentration of 1000 pg/mL by dissolving 0.1 g of the
standard (corrected for purity and salt content, if necessary) in acetonitrile. From that
solution, a 100 pg/mL fortification standard solution was prepared by taking 10 mL of the
stock and bringing the volume up to 100 mL with acetonitrile. By taking 10 mL of the
100 pug/mL fortification standard and bringing the volume up to 100 mL with acetonitrile,
a 10 pg/mL fortification standard was prepared. By taking 10 mL of the 10 pg/mL
fortification standard and bringing the volume up to 100 mL with acetonitrile, a 1.0
ug/mL fortification standard was prepared. By taking 10 mL of the 1.0 pg/mL
fortification standard and bringing the volume up to 100 mL with acetonitrile, # 0.1
ug/mL fortification standard was prepared. By taking 10 mL of the 0.1 pg/mL
fortification standard and bringing the volume up to 100 mL with acetonitrile, a 0.01
ng/mlL fortification standard was prepared. By taking 10 mL of the 0.01 pg/mL
fortification standard and bringing the volume up to 100 mL with acetonitrile, a 0.001
pg/mL fortification standard was prepared.

A set of extracted calibration standards was prepared for each type of matrix (catfish
fillet, whole body catfish, bass fillet, whole body bass, and clams). The extracted
calibration standards were processed through the same extraction procedure as outlined
above.
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The following concentrations were prepared for the catfish fillet, bass fillet, whole body
catfish, and clam samples:

Conc. of Fort. Aliquot Final Volume Final Cone. of Final Conc. of

Solution Volume of Standard Calibration Std. Calibration Std.

{ng/mL) (mL) (mL) {ng/mL) (ng/g)
1.0 50 2.0 0.025 0.10
1.0 100 2.0 0.050 0.20
10 25 2.0 0.125 0.50
10 50 2.0 0.25 1.0
10 100 2.0 0.50 2.0
10 125 2.0 0.625 2.5
100 25 2.0 1.25 5.0
100 50 2.0 2.5 10
100 100 2.0 5.0 20

The following concentrations were prepared for the whole body bass samples:

Conc. of Fort, Aliquot Final Volume Final Conc. of Final Conc, of

Solution Volume of Standard Calibration Std. Calibration Std.
(ng/mL) (mL) (mL) (ng/mL) (n
1.0 50 5.0 0.01 0.10
1.0 100 5.0 0.02 0.20
10 25 5.0 0.05 0.50
10 50 5.0 0.10 1.0
10 100 5.0 0.20 2.0
100 25 5.0 0.50 5.0
100 50 5.0 1.0 10
100 100 5.0 2.0 20
1000 25 5.0 5.0 50

The stock standard solution was stored in a freezer (-20° + 5°C) when not in use. All
other fortification and calibration standard solutions were stored in a refrigerator (4° +
2°C) when not in use. Documentation of standard preparation is located in the raw data
package associated with this interim report.

6.3 Chromatography

Quantification of the analyte was accomplished by LC/MS/MS electrospray. The
retention time of PFOA ranged from 9.3 to 9.8 minutes. A method blank prepared for
cach data set was used to determine the LOQ. In instances where there were no peaks in
the method blank, the LOQ was determined by the concentration of the lowest standard
injected in the analytical run that met the 70-130% recovery range of its known value. In
instances where there was a peak detected in the method blank, the blank was evaluated,
If the response of the method blank was less than 50 % of the response of the lowest
standard meeting the recovery criteria, then the LOQ was determined by the lowest
standard. If the response of the method blank was greater than 50 % of the response of
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the lowest standard meeting the recovery criteria, then the LOQ was raised to the standard
that met the less than 50 % criteria.

6.4 Instrument Sensitivity

The smallest standard amount injected during the chromatographic run had a
concentration of 0.025 ng/mL for the catfish fillet, bass fillet, whole body catfish and
clam samples, and a concentration of 0.010 ng/mL for the whole body bass samples.

6.5 Description of LC/MS/MS Instruments and Operating Conditions

Instruments: AP1 5000 Biomolecular Mass Analyzer

Interface: SCIEX Turbo lon Spray Liquid Introduction Interface
Computer: DELL Precision 360 ' ’
DELL OptiPlex GX400
Software: PE SCIEX Analyst 1.4.1
HPLC: Hewlett Packard (HP) Series 1200
Hewlett Packard (HP) Series 1100
HP Quat Pump - HP Vacuum Degasser
HP Autosampler HP Column Oven

HPLC Column: Thermo Electron Betasil C18, 100 mm x 2.1 mm, Sum
Column Temp.: ~30°C

Injection Vol.: 10 uLL

Mobile Phase (A): 2 mM Ammonium Acetate in water

Mobile Phase (B): Acetonitrile

Gradient:
Time (min} % A % B Flow Rate
(ul/mL)

0.0 50 10 400
1.0 90 10 400
85 25 75 300
135 25 75 300
14.0 90 10 300
17.0 90 10 400
25.0 50 10 400

Total run time: ~25 min
[ons monitored:

Analyte Mode Transition Retention Time
Monitored {min)
PFOA negative 413 — 369 ~9.55 min.
PFOA
Confirmation negative 413 —» 219 ~9.55 min.
fon
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6.6 Quantitation and Example Calculation

Ten microliters of sample or calibration standard was injected into the LC/MS/MS. The
peak area was measured and the standard curve was generated (using 1/x fit weighted
quadratic regression) by Analyst software using eight or nine concentrations of standards.
The concentration was determined from the following equations.

Equation 1 calculated the amount of analyte found (in ng/mL, based on peak area) using
the standard curve (quadratic regression parameters) generated by the Analyst software
program.

Equation |;
Analyte found (ng/mL) = (v (B* + 4AY — 4AC)-B) x Dilution Factor
: 2A
Where: A =X variable |
B = X variable 2
C = intercept
Y = peak area

Equation 2 was used to convert the amount of analyte found in ng/mL to ng/g (ppb).

Analyte found (ppb) = [analyte found (ng/mL) x final volume® x aliquot factor{6)*]

sample weight (3 g)

” Final volume of 2mL for catfish fillet, bass fillet, whole body catfish, and clams.
Final volume of SmL for whole body bass.

*Aliquot factor calculated by the following equation:
[initial volume of sample (30mL)}/[extraction aliquot volume (mL)) =6

For samples fortified with known amounts of analyte prior to extraction, Equation 3 was
used to calculate the percent recovery.

Equation 3.
Recovery (%) =
(total analvyte found (ng/g) — average analyte in sample (ng/g)) x100%

analyte added (ng/g)
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An example of a calculation using an actual sample follows:

Bass fillet sample ExyLIMS ID: C0227547 Spike H (Set: 122707B), fortified at 2.0
ng/g with PFOA where:

Y (peak area) = 73943
A (X variable 1) = -10600
B (X variable 2) = 147000
C (intercept) = 1250
dilution factor = 1
ng/g PFOA added (fort level) = 2.0 ng/g
average amt in corresponding sample = 0.370
From cquation 1:
Analyte found (ng/mL) =
((V (1470007 + 4(-10600)(73943) — 4(-10600) 1250)))-147000) x 1
2(-10600)
= 0.514 ng/mL

From equation 2:
Analyte found, wet weight (ng/g)

{0.514 ng/mL x 2 mL x 6)

3g
2.06 ng/g

]

From equation 3:

% Recovery (2.06np/g — 0.370 ng/g) x 100% .

2.0 ng/g

il

85%

NOTE: Numbers may differ slightly from raw data due to rounding.

7.0 EXPERIMENTAL DESIGN

For all fish and clam samples designated as laboratory matrix spikes, PFOA was added at
a known concentration to the samples in the laboratory after the samples were weighed,
homogenized and aliquoted for the extraction.

The fish samples were extracted in twenty seven sets. Each set included one reagent
blank (method blank), two matrix controls, three matrix controls fortified at a lower level,
three matrix controls fortified at a mid level, and three matrix controls fortified at a higher
level of known concentrations. The catfish fillet samples were extracted in six sets. All
six sets contained five catfish fillet samples, each from the same sample site. The bass
fillet fish samples were extracted in five sets. All five sets contained five bass fillet fish
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samples, each from the same sample site. The whole body catfish samples were extracted
in six sets. All six sets contained five whole body catfish samples, cach from the same
sample site. The whole body bass samples were initially partially extracted in four sets.
The initial analysis was not reported due to quality contro] failures. The samples were
then extracted using a modified version of the method (outlined in protocol amendment
#6). The whole body bass samples were then extracted in six sets. Five of the sets
contained five whole body bass samples, each from the same sample site and one of the
sets contained two samples, each from the same sample site.

The clam samples were extracted in one set. The set included one reagent blank (method
blank), two matrix controls, three matrix controls fortified at a lower level, three matrix
controls fortified at a mid level, and three matrix controls fortified at a higher level of
known concentrations. The set contained six clam samples, one sample from each of the
six sample sites.

One catfish fillet sample was re-extracted in one set. The set included one reagent blank
(method blank), two matrix controls, three matrix controls fortified at a lower level, three
matrix controls fortified at a mid level, and three matrix controls fortified at a higher level
of known concentrations and the one catfish fillet sample. :

One whole body bass sample was re-extracted in one set. The set included one reagent
blank (method blank), two matrix controls, three matrix controls fortified at a lower level,
three matrix controls fortified at a mid leve!, and three matrix controls fortified at a higher

level of known concentrations and the one whole body bass sample.

Accuracies were assessed for each sample by reviewing the individual QC results
obtained for each sample.

8.0 RESULTS

The limits of quantitation (LOQ) for the analyte in the fish Fllet samples are listed in
Table I. The target LOQ for the method for fish fillet samples was 0.20 ng/g. The limits
of quantitation (LOQ) for the analyte in the whole body fish samples are listed in Table
IIL. The target LOQ for the method for whole body fish samples was 0.20 ng/g. The
limits of quantitation (LOQ) for the analyte in the clam samples are listed in Tables V.
The target LOQ for the method for clam samples was 0.20 ng/g. After evaluation of the
reagent blanks (method blanks) used for the analysis, the LOQ was determined. There
were no instances where a raised LOQ was required. A discussion of the process used to
evaluate the reagent blanks can be found in section 6.3 of the report. The LOQ for the
analyte in the re-extracted whole body fish sample is listed in Table IV. The target LOQ
for the method for the re-extracted whole body fish sample was 0.20 ng/g.

Analytical results and assessed accuracies for the analysis of PFOA found in the fish fillet
samples are summarized in Table I. Fortification recoveries for PFOA in the fish fillet
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samples are detailed in Table VI. The average percent recovery standard deviation for
PFOA in the fish fillet samples was 105 + 23%. The results for one fish fillet sample
were not reported (NR) due to low spike recovery outside of the acceptance criteria range.
The sample was re-extracted and reanalyzed (Table II), but matrix spike recovery of the
re-extracted sample (Table VII) was also outside of the acceptance criteria range.
Analytical results and assessed accuracies for the analysis of PFOA found in the whole
body fish samples are summarized in Table ITL. Fortification recoveries for PFOA in the
whole body fish samples are detailed in Table VIII. The average percent recovery
standard deviation for PFOA in the whole body fish samples was 99 + 20%. The results
for one fish fillet sample were not reported (NR) due to low spike recovery outside of the
acceptance criteria range. The sample was re-extracted and reanalyzed, and the analytical
results and assessed accuracies for the analysis of PFOA found in the re-extracted whole
body fish sample are summarized in Table IV. The fortification recovery for PFOA in
the re-extracted whole body fish sample is detailed in Table VHI. The percent recovery
for PFOA in the re-extracted whole body fish sample was 89%. Analytical results and
assessed accuracies for the analysis of PFOA found in the clam samples are summarized
in Table V. Fortification recoveries for PFOA in the clam samples are detailed in Table
X. The average percent recovery + standard deviation for PFOA in the clam samples was
111 £19%.

The assessed accuracy for the majority of the samples reported is +/- 30%. The

accuracies were assessed for each sample by reviewing the matrix spike whose spiking
level most closely matches the endogenous concentration found in the sample.

9.0 CONCLUSION

Except as noted above, the fish and clam samples were successfully extracted and
analyzed for PFOA according 3M Environmental Laboratory analytical method ETS-3-
049.2 (V0003970).

10.0 RETENTION OF DATA AND SAMPLES

All original paper data generated by MPI Research, Inc. (State College) that pertains to
this interim report will be shipped to the study director. This does not include facility-
specific raw data such as instrument or temperature logs. Exact copies of all raw data, as
well as a signed copy of the final analytical report and all original facility-specific raw
data, will be retained in the MPI Research, Inc. (State College) archives for the period of
time specified in EPA TSCA Good Laboratory Practice Standards 40 CFR 792.
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Table .  Summary of PFOA in Fish Fillet Samples
C8 Acid PFOA
Perfluorooctanoic Acid
Analyte Accaptable Assessed

Client Found LoG Accuracy

ExyLIMS ID Sample ID (ppb. naig) (ngig) (+]- %)
€0227544 OL3-F02-MSF(001-0-061207 0.434 020 30
C0227544 Rep  DL3-F02-MSF001-0-081207* 0.503 0.20 30
C0227546 DL3-F02-MSF002-3-061207 ND 020 30
C0227546 Rep  DL3I-F0O2-MSF002-0-081207¢ ND 020 30
CO227547 DL3-FO2-MSF003-0-061207 0.359 0.20 30
C0227547 Rep  DL3-FO02-MSF003-0-061207" 0.381 0.20 30
C0227548 DL3-F02-MSF004-0-061207 0319 020 30
C0227548 Rep  DL3-F02-MSF004-0-081207* 0270 .20 30
€0227549 DL3-F02-MSF005-0-061207 ND c.20 30
C0227549 Rep DL3-F02-MSFQ05-0-061207° ND 020 30
C0227550 DL3-F024PFD01-0-061211 ND 0.20 0
C0227550 Rep DL3-FOAPF001-0-081211" ND 0.20 30
C0227551 DL3-F02-1PF002-0-081212 ND 020 30
€0227551 Rep DL3-FO2-IPFQ0O2-0-061212* ND 0.20 30
Co227552 DL3-FO24PF003-0-061212 ND 020 30
C0227%52 Rep DLI-FOR-IPFO03-0-081212™ ND 0.20 30
C0227553 DL3-F02-iPF(04-0-061212 ND 020 40
C0227553 Rep DL3-FO2-IPFO04-0-081212¢ ND 0.20 40
C0227554 OL3-FO2-IPF005-0-061212 ND 020 30
C0227554 Rep DL3-F02-IPF005-0-081212° ND 0.20 30
C0227558 DL2-F(2-IPF001-0-061208 ND .20 30
C02275%5 Rep OL2-FOR-PF001-0-061209" ND 0.20 0
C0227558 DL2-F02-PF002-0-061209 ND 0.20 30
C0227558 Rep DL2-FQ2-PF002-0-081209" ND ©.20 30
C0227557 DL2-F02-1IPF003-0-081209 ND 0.20 30
C0227557 Rep DL2.F02-IPF003-0-081209* ND 0.20 30
co227558 DL2-F02-IPFQ04-0-061209 ND 0.20 50
C02275548 Rep  DL2-FO2.IPFO04-0-061209" ND 020 50
C0227558 DL2-FQ2-IPFU05-0-081209 ND 020 50
C0227559 Rep DL2-F02-IPF005-0-081209" ND 0.20 50
C0227560 DBC-F02-MSF001-0-081207 1.05* 0.20 30
C0227560 Rep  OBC-F02-MSF001-0-081207° 0.787* 0.20 30
C0227561  DBC-F02-MSFC02-0-061207 0327 0.20 30
C0227561 Rep  DBC-F02-MSF002-0-061207* 0.381 0.20 30
C0227562 DBC-F 02-MSF003-0-061207 ND? 0.20 30
C0227562 Rep  DBC-F02-MSF(003-0-061207* ozom 020 30
C0227563 DBCF02-MSF004-0-081207 ND 0.20 30
C0227583 Rep  DBC-FO2-MSF004-0-061207° ND 020 30
CD2275864 DBC-F02-MSF005-0-061207 0.347% 0.20 30
C0227584 Rep  DBC-F02-MSF005-0-061207 0.286~ 020 30
C0227585 DBC-FO2-IPFG01-0-061211 1.42 020 30
C0227565 Rep DBC-FO2-iPF001-0-081211* 1.42 0.20 30
C0227568 DBC-F02-4PF002-0-081211 0.429 0.20 30
C0227566 Rep DBC-F02-IPF002-0-081211* 0.511 0.20 ¥
Cn227567 DBC-F02-IPFQ03-0-061211 0.367 0.20 30
C0227567 Rep 0BC-FO2-PF0O03-0-081211* 0.436 020 30

*Laboratory Duplicate

*Relative Percent Differance > 20%

Relative Percent Differance was not caicudated due to the presancs of @ nondetect snd resutting uncertainty,
ND = Not detected at ot above the acceptable LOQ.
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Table I. Summary of PFOA in Fish Fillet Samples (continued)
b €8 Acid PFOA
) Parfluorooctancle Acid
Anaiyte Acceptabls Assegsed
e Chent Found LOQ Accuracy
i ) ExyLIMS ID Sample ID (ppb, ng/g) {ng/g) {+- %)
4 C0227568 DBC-F024PF004-0-051211 0.441 020 30
C0227568 Rep  DBC-F02-IPF004-0-061211* 0.423 0.20 30
£ C0227569 DBC-FO2-{PF005-0-061211 0.728 0.20 50
t, ! C0227569 Rep  DBC-FO2-IPFO05-0-061211* 0.760 0.20 50
h C0227570 DOU-FO2-MSF001.0-081209 0.898* 0.20 30
C022757T0 Rep  DOU-F02-MSFC01-0-061209° 1,428 0.20 30
E i C0227571 DOU-FO2-MSF002-0-061212 0.748* 0.20 30
g : C0227571 Rep  DQU-FO2-MSF002-0-081212* 0.3204 0.20 30
‘ €0227572 OCU-FO2-MSF003-0-061212 06174 0.20 30
C0227572 Rep  DOU-FO2-MSF003-0-C81212° 0.502% 0.20 30
3 C0227573 DOL-FO2-MSF004-0-061212 0.51 0.20 "
) C022757T3 Rep  DOU-FO-MSF004-0-06 1212 0584 0.20 30
C0227574 DOU-FO2-MSF0035-0.051212 0.422% 0.20 30
C0227574 Rep  DOU-FO2-MSF005-0-081212" 0.343 .20 30
0227575 DOU-FO2-1PFD01-0-061212 0.319 0.20 30
C0227875 Rep  DOU-FOHPFO01-0-081212* 0.295 0.20 30
C0227576 DOU-FO24PF002-0-081212 0.540 0.20 30
. C0227576 Rep  DOU-FO2-IPF002-0-061212° 0.526 0.20 30
’ C0227577 DOU-FO24PF003-0-081212 0.452 0.20 30
X C0227577 Rep  DOU-FO24PF003-0-081212* 0.530 020 30
C0227578 DOU-FO2-IPF004-0-061212 06964 0.20 50
> CO22778 Rep  DOU-FO2-PFOD4-0-081212 1.05 0.20 50
{ i C0227579 DOU-FO2-IPF005-0-061211 NR* - .
4 C0227579 Rep  DOU-FOHPFDO5-0-051211" NR* - -
C0227580 DUFOZ-MSF001-0-061208 ND 0.20 30
r C0227580 Rep  DLI-FD2-MSF001-0-061208* ND 0.20 30
N €0227581 DU-F02-MSF002-0-061209 ND 020 30
s C02275581 Rep  DiI-FO2-MSF002-0-061209* ND 0.20 30
C0227582 DU-F02-MSF003-0-061209 ND 0.20 40
A C02275582 Rep  DLI-FO2-MSFD03-0-061209* ND 0.20 40
: C0227583 DULI-F02-MSF004-0-061209 0.201" 0.20 30
C0227583 Rep  DLI-FO02-MSFO04-0-061209* ND* 020 30
C0227584 DLI-F02-MSFO05-0-061209 ND 0.20 30
3 C0227584 Rep  DU-F02-MSF005-0-061203* ND 0.20 30
4 C0227585 DLI-FO2-IPFO01-0-081212 ND 0.20 30
C0227585 Rep  DLI-FO24PF001-0-061212° ND 020 30
- C0227586 DLIFO2-IPF002-0-061212 ND 020 30
? : C0227586 Rap  DULI-FO24PF002-0-061212¢ ND 0.20 30
S} C0227587 DU-FO2-IPF003-0-061212 ND 0.20 30
C0227587 Rep  DLI-FO24PF003-0-061212° ND 020 30
* C0227588 DU-FO24PF004-0-081212 ND 020 30
& C0227588 Rep  DLI-F024PFD04-0-061212* ND 020 30
o C0227588 DU-F02-IPFGOS-0-061212 ND 0.20 30
C0227589 Rep  DLI-F02-PF005-0-061212* ND 0.20 30
- C0227580 DMC-F02-MSF004-0-061209 ND 0.20 30
5 C0227590 Rep  DMC-F02-MSF001-0-061205* ND 020 30
“Labosatory Dupticats
. *Relstive Percent Diference > 20%
. 'Refative Parcent Difference was not caiculated due to the presence of 2 nondeiact and resulling uncedainty,
i ND = Not datected st or sbove the acceptabls LOG,
’ NR*® = Not reported due to quaity control failures; see Table |} for ra-exiracted sample resuits.
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Table L. Summary of PFOA in Fish Fillet Samples (continued)
{7 ‘.
C8 Acid PFOA .
Perfluorooctansic Acid s
Analyte Acceptable Assessed N
Client Found LOQ Accuracy P
ExyLIMS 1D Sample 1D (ppb. ng/g) (ng/g) (+- %)
C0227591 DMC-F(2-MSF002-0-061209 0.2504 0.20 30 '
C0227591 Rep  DMC-F02-MSFQ02-0-061208" 0.218* C.20 30 I
C0227592 DMC-FO2-MSF003-0-061209 0.221 o.20 30 i !
C0227592 Rep  DMC-F02-MSF003-0-061209" ND? 0.20 30 7
C0227593 DMC-F02-MSF004-0-081212 ND 0.20 30 1
C0227593 Rep  DMC-F02-MSF004-0-081212* ND 0.20 30 4
C0227584 DMC-FD2-MSF005-0-061212 ND 0.20 30 4
C0227594 Rep  DMC-FO2-MSF005-0-061212* ND 0.20 30
€0227585 DMC-F02-IPF001-0-061212 ND 0.20 40 ’.]
C0227595 Rep DMC-F02-IPFO01-0-061212° ND 0.20 40 3
C02275398 DMC-FO2-\PFO02-0-0681212 0.284 0.20 30
C0227598 Rep DMC-F02-IPF002-0-061212* 0.245 0.20 30 ’}
C0227597 DMC-F02-IPF003-0-061212 0.2264 0.20 30 .}
C0227587 Rep DMC-F02-1PF003-0-061212° 0.381~ 0.20 30
C0227598 DMC-F02-1PF004-0-0681212 ND 0.20 40 &
€0227598 Rep DMC-F02-1PFO04-0-081212"° ND 0.20 40 ‘
C0227599 DMC-F02-IPF005-0-061212 ND 0.20 30 )
C0227599 Rep DMC-F02-1PF005-0-081212* ND 0.20 30 {
*Laboratory Duplicate i 4

*Relative Percent Difference > 20%
*Relative Percent Difference was not calcuiated due to the presence of 2 nondetect and resulling uncertainty.
ND = Not detected at or above the accaptable LOQ.
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Table II.  Summary of PFOA in Re-extracted Fish Fillet Samples

C8 Acid PFOA

Perflunrooctanoic Acid
Analyte Acceptable Assessed
Client Found LOQ Accuracy
ExyLIMS iD Sampla ID (ppb, ngfg) (ngfg) (+1- %)
C0227579 DOU-FO2-1PFO0S5-0-061211 NR - -
C0227579 Rep DOU-FO2-IPF005-0-061211* NR - -
“Laboratory Duplicate

NR = Not reported due to quality control failures.
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Table I1I. Summary of PFOA in Whole Body Fish Samples
C8 Acld PFOA
Perfluorocctanale Actd
Anatyte Acceptable Assessed
Clent Found LOQ Accuracy
ExyLIMS ID Sample 1D {ppb. ng/g) {nplg) {+/- %)

C0227600 DL3-F02-MSW001-0-061207 ND 0.20 30
C0227600 Rep  DL3-F02-MSW001-0-061207 ND 0.20 30
Cco227601 DL3-FOR-MSWD02-0-081207 ND* 020 40
C02276801 Rep DL3-F02-MSW002-0-081207 0.386* 020 40
C0227802 DL3-F02-MSWO003-0-061207 ND 020 30
C0227602 Rep  DL3-F02-MSWO003-0-061207 ND .20 kit
C0227603 DL3-F02-M5W004.0.061207 ND 020 KiH
C0227603 Rep  DL3-FO2-MSW004-0-061207 ND 0.20 30
C0227604 DL3-FO2-MSW0D5-0-081207 ND 0.20 30
0227804 Rep DL3-FO2-MSW005-0-081207 ND 0.20 30
C0227605 DL3-F02-IPW001-0-061212 ND 0.2¢ 30
0227605 Rep DL3-FD2-1PW003-0-061212 ND 0.20 30
C0227606 DL3-F02-1IPW002-0-D61212 ND 0.20 3o
€0227606 Rep DL3F02-IPW002-0-0681212 ND 020 30
C0227607 DL3-F02-IPW003-0-081212 NO 0.20 30
C02276807 Rep OL3-F02-1PW003-0-061212 ND 020 30
C0227603 DL3-F024PWO004-0-061212 ND §.20 30
CQ0227608 Rep DL3-FO2-PW004-0-081212 ND 0.20 30
0227609 DL3-FO24PW005-0-061212 ND 0.20 30
C0227609 Rep DL3-FO24PW005-0-061212 ND 0.20 30
0227610 DL2-F02-MSWI01-0-061211 0.522~ 0.20 g
C0227610 Rep  DL2-FO2-MSW001-0-081211 0231 Q.20 30
€0227611 DL2-F02-MSW002-0-061211 0.591 0.20 30
C0227611 Rep  DL2-FOZ-MSW002-0-061211 0.509 0.20 30
C0227812 DL2-FO2-IPWD01-0-081208 ND 0.20 a0
C0227612 Rep DL2-FO2-IPW001-0-081209 ND 0.20 30
C0227613 DL2-FO2-PW002-0-061209 ND 0.20 30
C0227813 Rep DL2-F02-PW002-0-081209 ND 020 30
C0227614 DL2-F0O2-PWO003-0-081208 ND 020 30
C0227614 Rep DL2-FO2-IPWO003-0-061209 ND 0.20 30
Co227615 OL2-F02-IPW004-0-061209 NO 0.20 30
C0227815 Rep DL2-F02-PW004-0-061209 NO 0.20 30
C0227618 DL2-F02-PW005-0-081209 ND 0.20 30
C0227616 Rep DL2-F02-P'W005-0-081209 ND 0.20 30
Co227617 DBC-F02-MSW001-0-081207 295 0.20 30
C0227617 Rep  DBC.FO2.MSWOD1-0-061207 283 0.20 30
C0227618 DBC-FO2-MSWD02-0-061207 2.72 0.20 30
C0227618 Rep  DBC-F02-MSWO002-0-061207 257 0.20 30
- C0227618 DBC-F02-MSWO03-0-061207 1.30 0.20 30
C0227619 Rep  DBC-FO2-MSW003-0-081207 1.30 0.20 30
C0227620 DBC-F02-MSWO004-0-06 1207 1.52 0.20 30
C0227620 Rep  DBC-F02-MSW004-0-061207 1.60 0.20 30
C0227621 DBC-FO2-MSW005-0-061207 1.76 0.20 30
C0227621 Rep  DBC-FO2-MSWO005-0-061207 172 0.29 30
C0227622 DBC-FOPWO001-0-084211 1.19 c20 30
€0227622 Rep  DBC-F02-PW001-0-061211 1.09 0.20 30

“Laboratory Dupicate

ARefative Percent Difterence > 20%
‘Reifative Percent Ditference was not calculated due to the presence of & nondetsct and resuiting uncertainty.
RO = Not detected at of abova the acceptable LOQ.

MPI Research

Page 28 of 151

4
I3

ety

sy

o

‘- T3 Iy I

Py
N,

prirrnaan

[

bt d]



i

o r——

oy

i BN

Interim Report #3 ~ Analysis of Fish and Clam Samples

MP1 Study No.: 0137.0219
MPI Project No.: PO003267

Table I1l.  Summary of PFOA in Whole Body Fish Samples

(continued)
C8 Acid PFOA
Perfuorvoctanol: Acid
Anstyte Accepiabie Assessed
Client Found LoQ Accuracy
ExyLIMS D Sampile ID {ppd. ng/g) (ngg) (- %}
0227623 DBC-FO2-1PW002-0-06 1211 0.694 020 30
C0227623 Rep  DBC-F 02-1PW002-0-061211 0588 0.20 30
C0227624 DBC-F02-IFW003-0-061211 2.08 0.20 30
C0227624 Rep DBC-F02-iPW003-0-06 1211 194 020 30
C0227828 OBC-F02-1PW004-0-061211 ND 0.20 30
C0227825 Rep 0BC-F024PW004-0-081211 ND 0.20 30
C0227828 OBC-F02-PW005-0-081211 1.47 0.20 30
£0227626 Rep OBC-FO2-PW005-0-061211 1.49 020 cls}
Co227627 DOU-F02-MSW001-0-06120% 123 020 30
C0227627 Rep DOU-F02-MSW001-0-081209 1.05 0.20 30
Coz22762% DOU-FD2-MSW002-0-061212 2.80 0.20 30
C0227628 Rep DOU-FO2-M5W002-0-061212 3.20 0.20 30
Co227829 DOU-FDZ-MSWODG—O-OB1212 NR* - -
C0227629 Rep DCU~FDZ—MSW00¢3-O—061212 NR* - -
Co227830 DOU—F02~MSW004-O-061212 1.04 G.20 30
Co227830 Rep DOU-FOZ—MSWOO4-O-061212 1.10 Q.20 30
C0227831 DOU—FO?—MSWOOS—O%1212 3715 0.20 30
C0227631 Rep DOU-FO2MSW005-0-06 1212 4.00 0.20 30
Co227532 DOU-F02-IPW001-0-051 212 0.634 0.20 30
Cco227832 Rep DOU-FO2-|PW00!-O-061212 0612 0.20 30
C0227633 DOU-F02~IPW002—0—061212 0.878 020 30
C0227833 Rep DOU-F02-IPW002-0-061212 0.874 0.20 30
C0227634 DOU-FO2-IPW003-0-061212 1.72 0.20 30
C0227634 Rep COU-FO2-IPW003-0-061212 1.79 0.20 30
0227638 DOU-F024PWOO4~0-DG1212 ND 0.20 30
C0227635 Rep DOU-F02-IPW004-0-081212 ND 0.20 30
0227838 DOU-FO24PW005-0-061212 1.11 0.20 3¢
C0227636 Rep DOU-F024PW005-0-061212 1.10 0.20 30
C0227637 DL1~F02-MS\’V001-0-W1209 02814 0.20 30
Co227837 Rep DLY-FO2-MSWOD1-0-081209 0.337* c.20 30
Co227838 OL1-FO2-MSwW002-0-0681208 0.333~ 0.20 30
Co0227638 Rep DL -FO2-MSW002-0-081209 0.485% 0.20 3
0227639 DL1-FO2-MSW003-0-0681209 0 3424 0.20 30
C0227639 Rep DL1-FO2-MSW003-0-061209 0.4884 0.20 30
C0227640 DL1-FO2-MSW004-0-061200 0.351 0.20 30
C0227640 Rep DL1-FO2-MSW004-0-081209 0310 0.20 30
C0227841 DL1-F02~M5W005-0—031209 0.497 0.20 30
C02276441 Rep DL1-F02-MSWO05-0-06 1208 0.482 0.20 30
C0227642 DL1-F02-4PW001-0-061212 0.2624 0.20 30
0227642 Rep OL1-FO2-1PW001-0-0681212 0,350~ 0.20 30
C0227843 DL1~F02—]PW002-0-081212 0374~ G20 30
C0227643 Rep DL1<F02-IP\NOD2-O—OG1212 0.301~ 020 30
C0227544 DL1-FO2-1PWO03-0-061212 0.285 0.20 {0
C0227644 Rep DLA-FO2-1PWOD3-0-061212 0334 .20 40
C0227845 DL1-FO24PW004-0-081215 0.252 Q.20 30
C0227645 Rep DL1-FO2-IPW004-0-061215 027§ 020 30
“Laboretory Duplicate

“Relative Parcent Difference > 20%
ND = Not detsctad at or above the acceplable LOQ.
NR™ = Not reported due to Quality control falures; ses Table IV for re-axtracted sampie rosuls.
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Interim Report #3 — Analysis of Fish and Clam Samples

MPI Study No.: 0137.0219
MPI Project No.: PO003267

Table IIl. Summary of PFOA in Whole Body Fish Samples
(continued)
C8 Acid PFOA
Perfluorooctanole Acld
Analyte Acceptable Assessed
Clisnt Found LoQ Accuracy

ExyLIMS 1D Sample 1D (ppb, ng/g) (ng/g) (+1- %)
€0227646 DL1-FO2-1PW005-0-061215 0.557 0.20 40
C0227646 Rep DL 1-FO2-IPW005-0-061215 0.492 0.20 40
0227647 DMC-F02-MSWO001-0-081209 ND 9.20 30
C0227647 Rep  DMC-FO2-MSWO001-0-0681209 ND 0.20 30
C0227648 DMC-F02-MSW002-0-061209 0.536 0.20 30
C0227648 Rep  DMC-F02-MSWO002-0-0612089 0.603 0.20 30
C0227649 DMC-F02-MSW003-0-061209 0.3344 0.20 30
C0227649 Rep  DMC-FO2-MSWU003-0-061208 0.5124 0.20 30
£0227650 DMC-F02-MSW004-0-061212 1.484 0.20 40
C0227650 Rep  DMC-FO2-MSWQ04-0-061212 0.202~ 0.20 40
C0227651 DMC-F02-MSWO005-0-061212 0.502° 0.20 30
C0227651 Rep  DMC-F02-MSWO005-0-061212 ND? 0.20 30
0227652 DMC-F02-I1PW001-0-061212 ND 0.20 30
C0227652 Rep DMC-F02-IPWO001-0-061212 ND 0.20 30
C0227653 DMC-F02-IPW002-0-061212 ND 0.20 30
C0227653 Rep  DMC-FO02-IPW002-0-081212 ND 0.20 30
C0227654 DMC-F02-IPW003-0-081212 ND 0.20 30
C0227654 Rep DMC.F02-IPW003-0-061212 ND 0.20 30
C02276656 DMC-FO2-IPWD04-0-061212 ND 0.20 30
€0227655 Rep  DMC-FO2-IPW004-0-061212 NO Q.20 30
C0227656 OMC-FO2-1PW005-0-061212 ND 0.20 30
C0227656 Rep  DMC-F02-IPW005-0-061212 ND 0.20 30

*Laboratory Ouplicate

ARelalive Percent Difference > 20%
‘Relative Percent Difference was not calculated due to the presence of a nondetect and resutting uncertsinty.
ND = Not detectad at or above the accaplable LOQ.
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Interim Report #3 — Analysis of Fish and Clam Samples MPI Study No.: 0137.0219

MPI Project No.: P0003267

Table IV. Summary of PFOA in Re-extracted Whole Body Fish
Samples
C8 Acid PFOA
Perflucrooctanoic Acid
Analyte Acceptable Assessed
Client Found LOQ Accuracy
ExylLIMS 1D Sample ID {Ppb, ng/g) (ng/g) {+- %)
C0227629 DOU-F02-MSYW003-0-061212 127 0.20 30
C0227629 Rep DOU-FO2-MSWO003-0-051212 1.20 0.20 30
“Laboratory Duplcate
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Interim Report #3 — Analysis of Fish and Clam Samgles

MPI Study No.: 0137.0219
MPI Project No.: P0003267

Table V. Summary of PFOA in Clam Samples
C8 Acid PFOA
Perfluorooctanale Acld
Analyte Acceptsble Assessed
Client Found LOQ Accuracy
ExyLIMS ID Sample ID {pp. na/g) {ngig) (+/- %}
C0227658 DL3-i02-CFW001-0-061219 0.220 Q.20 40
£0227658 Rep DL3-02-CFW001-0-0612158* 0.218 0.20 40
C0227659 DL2-102-CFW001-0-061219 0.424*» 0.20 30
C0227653 Rep DL2-102-CFW001-0-061219* 0.2954 0.20 30
C022766Q DBC-102-CFW001-0-061219 0.796* Q.20 30
C0227650 Rep DBC-102-CFW001-0-061219* 1.00% 0.20 30
C0227661 DOV-102-CFW001-0-061219 0.832 020 30
C0227661 Rep DOU-102-CFW001-0-061219* 0.857 0.20 30
C0227662 DLI-102-CFW001-0-061219 ND? 0.20 30
C0227662 Rep DLI-102-CFW(01-0-061219" 0221 0.20 30
C0227663 DMC-102-CFW001-0-061219 ND 0.20 30
C0227663 Rep DMC-102-CFW001-0-061219* ND 0.20 30
*Labomatory Duplicate
“Relative Pescent Difference > 20%
'Relative Percant Differsnce was not calculated dua fo the presence of 3 nondatact and resulting uncertainty.
ND = Not detected at or above the acceptable LOQ.
MPI Research Page 32 of 151
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Interim Report #3 — Analysis of Fish and Clam Samples MPI Study No.: 0137.0219
{f MPI Project No.: P0003267

Table VI. Matrix Spike Recovery Summary of PFOA in Fish Fillet
[ Samples

C2 Acid PFDA
Parfuoreactanciy Acid
. Amound Avg Amt Found Amounk
P Sampre Spikad n Sample Recovered Recovery
[ Dascrigton ("9’22 tmlgl M (%)
b
DLI.FO2-MSFD01.0-081207
(CORTELA Bph O, 2.8 ypb spike) 20 0.489 195 74
I OL2-FO2-MEFO01-0-061207
t, ; (OB127544 Bpk E, 104 ppb xpius) 100 0450 NA NA
|
R DL3-FO2-MSF002-0-061207
{CBITTS46 Bpk ¥, 1.0 pob epika) 28 ND 213 107
o OL3-FO2-MSF002-0-081207
f ! {COTITE48 85K 0., 100 pob spita} 100- ND NA NA
5
L.
et DL3-F02-MSFO03-0-081207
" (COI2T4T S3k N 2.0 apd spie) 20 o.aro 208 8
DL3-FO2-MSFO03-0.081207
E} (COZETIT SpAL 190 ppb 3pine) 100 0.370
g DL3-FO2-MSFO04-0-061207
(CO227340 Sk 4, 18 ppo spiee} 2.0 0285 197 84
OL3-FO2-MSFO0S-03-06 1207
(CRLTTELD Spk I, 158 ppb wpike} e o} 0.208 NA
DL3-FD2-MSF005-0-081267
(COZITOAD Spl L, 2.0 ppb cplae; . 20 ND 230 113
DAL3-FO2-M8F008-0-061207
- (COZITE4D Spt M, 130 pob sk} 100 ND NA NA
i ™ 3-FOZ-APFOO1-0-D61 11
(COZ27458 Spk D, 2.0 ppb spia) 20 ND 2.5 130
DL3-FO24PFD01-0-061211
ICHIZTHEG Sk E. M0 ppd apike) 100 . ND NA NA
OLY-FO2-IPFO02-0-061212
COMTRLEPE P, 2.0 pph spike) 20 NO 2.34 17
DLI-FR-PFO02-0-061212
1CSTLTEY B O, 08 ppb cpfiny 100 ND NA Na
[ 2]
g l OL-FD2-1PFO03-0-081212
L ! (COZITE32 Wpk M, 2.8 pyuls syilia) 29 ND 2.54 127
i OLI-FOZ4PFO03-0-061212
(CORL7R4T Bk L 1 ppb splhe) 100 ND NA HA
;. DL3-FO2-IPFO0A-0-061212
(CO227483 Spk J, 2.9 ppd apiivo) 2.0 ND 2.0 140
DL3-FO2-4PFO04-0-084212
(CAZITEES Bpk K, 190 pyk spviny 100 ND NA HA
i DL3-FO2-IPFOCE-0-081212
CH227 854 B0k L. 20 ppbs apike) 20 ND 234 Ny
OL3-FO2-IPFODS.0-061212
(COXITEH Sph . 108 o spiha) 100 NO NA NA
DL2-FOR-1PFO01.0-061209
(CORTE4E Ik 0. 2.0 pph spihe) 20 ND 2.58 129
DL2-FQ2-IPFOD1-0-D61209
ICOALTAEH Sph K. 100 ppt a pika) 1c0 ND NA NA
- DL2-FO2-1PFOO2-3-06120%
; (CORITENE Sph P, 2.9 ppbs spikmy 20 NO 2.3 1€
‘ DL2-FO2:IPFINZ-0-081200 ’
. (CO22TRES Spk O, 108 ppb spiko) 100 ND NA NA
DL2-F02-IPFO03-0-081200
"i (COIZISET PR H, 2.8 ppb spihag 20 ND 2,48 124
i DL2-FO2-IPFO03-0-061 3208
: {CO22756r SPAL, 180 ppb epikot 100 ND NA NA

ND = Not getactact ai or sbeve the acceptabe LOG reported i Tabie ),
NA = Not sppicabie. mhmwcpmoomnimmnmtumwnmmnmm for tes anslyle.
Nots: Since this summary tabie shows Sunded rsuls, resovery valuse may wary slightly trom the veluss in the aw data.
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Table VL.

Interim Report #3 — Analysis of Fish and Clam Samples

MPI Study No.: 137.0219
MPI Project No.: PO003267

Samples (continued)

Matrix Spike Recovery Summary of PFOA in Fish Fillet

C8 Actd PFOA
Yerfiuotoooiaasic Acid
Amourt Avg At Foung Amory
Sample Spiked i Ssmpla Recoverad Racovary
Dewcription ingg) g} (ega) L%}

DL2-FU2-WPF004-0-061209

(COTITHIM Xk J, LU pph spiie) 20 NO 284 142
DL2-FOPFO04-0-051209

(O TITEE Bpk K, 100 pph spike} 100 ND NA NA
DL2-F02-PFO05-0-081209

{CO227659 Sph L, 2.9 pps 3pite} 20 ND 294 147
DL2-FOR-PFOOE-D-06 1209

(GOLITEAY Sph M, 100 ppb spiuny 100 NO NA NA
DBC-FO2-MSFO01-0-0612Q7

(CU2ITE88 Spk U, 2.0 ppi spike) 20 0820 238 73
DBCH0QZ-MSF0DI-0-061207

0227568 Sph £, 100 ppb cphin} 100 0§26 NA NA
DBCF02-MISFO02-0-061207

{CO2ITHRT Kok £, 18 pob splke) 20 0.354 22 o4
DBC-FOR-MSFO02-0-061207

{CHI2TEST Bpk G, 100 ppb spius} 100 0.354 NA

DBC F(2-MSF003-0-081207

(CR2TTBA2 Spk M, 2.0 ppb epike} 20 0.204 228 104
OBC-FO-MSF002-0-081207

CTRTTINL Byd |, 195 pple o pike) 100 0204 NA NA
DBC-FO2MEFO04-0-081207

(CDI27 863 Sp% I, 2.8 ppb 3pike) 2D ND 177 ]
DRC-FO-MSF004-0-061207

(COLTTERS RPN K, 108 ppb sphont 100 ND NA
08C-FU2-MSFOQS-0-081207

{CB227884 8k L, 2.0 ppb spiisy 20 QI8 27 98
OBC-FO2-MSFOO5-0-061207

(CHZITFE4 B 15, 108 pob apiter 100 0.308 NA
DBC-FOHPFO01-0-06121%

(CD227684 Sph D, 2.6 ppb spika) 20 142 355 V22
DBC-FO2-tPF001-0-061211

{CHIYSEE Sk €. 100 ppd spiked 100 142 NA NA
DBCFO2-PFO02-0-081211

(CURZIS86 Spk P, 2.0 ppb spiie} 20 odre 3.08 130
DEC-FIR4PFDOZ-0-061211

COITTEEE Spk O, 190 ppb spita} 100 0.470 NA NA
DBC-FIRHIPFOC3-0-061211

{COILTEAT Bph M, 2 3 ppi wplien} 20 (LR ]i 23 2.95 127
DBC-FRAPFO03-0-0612711

2L 14T Sph L 108 prb spine) 100 042 NA
DBC-FR-PFI04-0-081211

(COLITIRS Sph J, 2.0 ppbd spie) 20 042 276 116
DRC-FOZ-PFO04-0-081211

(COL2TIR8 Sk K, 180 ppb apidbe} 100 0.432 NA NA
DBCFQ2.IPFOAS0-081211

{CDTTEE0 Spk L, 3.0 prh apicnt 20 0743 360 143
DECFR-IPFO05-0-061211

{COIITHEN Bpk M, 108 ppb spike} 100 074 NA NA
DOU-FO2-MSFO0 10061203

(COLTETT 5k 0, 1.0 pp spike) 20 .01 30t 100
DOU-F02-M5F001-0-061209

(COIITRTE Sch £, 100 ppb spikie} 100 1 HA NA

MP1 Research

ND = Not detecwsd I or sbove the scceptatie LOC roported i Tabde |
MA = Mol appicable. This maviz spics concantration wis noi uted Lo assess the srcuracy for B snaiie.
Nota: fincs this summary tadle shows rounded msults, ooy values may very siightly from the vetues in the rew data.
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Interim Report #3 - Analysis of Fish and Clam Samples MPI Study No.: 0137.0219
; : ‘ MPI Project No.: P0003267

Table VI. Matrix Spike Recovery Summary of PFOA iu Fish Fillet
Samples (continued)

S r—

C2 Acid PFOA
Purflocrooctaneic Acid
[ Amount Avg Ami Found Amount
I Sample Spiked in Sampie Recovered Racovery
Vi Description {ngg) i) iogg) %)
DOU-FO2-MSF002-0-081212
. COTITET1 Iph ¥, 1.8 ppb spike) 20 0.538 23 90
g DOU-FOR-MSF002-0-061212
I,' {CO227571 Spk O, 100 pab apite} 00 0.538 NA
DOU-FO2-MSFO03-0-061212
(COI276T2 Sk M, 2.0 ppb 5 pca) 20 0.559 206 75
£ DOU-FO2MSFOO3-0-061212
'E ; KUZITRT2 Sh 1, 190 by spied 100 0559 NA NA
b
DOU-FO2-MSFOOM-0-081212
(CO2ITHTS Spk 4, 2.0 ppd sphay 20 0543 1.94 70
3 DQU-FO2-MEFD04-0061212
3 (CORZISTY Bph K, 104 pob apihey 100 0.543 NA NA
»
DOU-FO2-MSFO0S-0-061212
ICOTITETH Bpk L, 1.0 poh spli} 20 0.383 1.84 73
= DOU-FO2-MSFO05-0-081212
ﬂ EILDISTA Sy M. 108 ppb apiea) 100 0.363 NA NA
L3 DOU-FO24PFO01.0-081212
ICOLITETS 2pk D, 2.0 ppb spikal 20 0.307 28 110
o DOU-FO2-PFO01-0-061212
‘ (COLITETE Bph E. 190 pab spits} 100 0.307 NA NA
’ DOUF2-PFO02.0081242
(CORTOTE Mok P, 2.0 ppbe 0 pler) 20 0.533 189 73
QOU-FORIPFON2-0-081212
P (COLTIETN Bk O, 108 ppi vpike) 100 . 0573 NA NA
£ } DOU-FOZ-4PFO03-0-061212
1CB2ITETT Spk H, 2.9 ppb spiket 20 0.481 2.0 78
DOU-FO2APFO03-0-081212
Py CRTESTT Sph L, 18 ppb 5 piicf 100 0.491 NA NA
g { DOU-FO2-IPF 0040061212
' ICA227 970 Spk J, 2.0 ppb apiar) 20 0.871 190 51
DOUF02-PFO04-0-061312
05227578 Sk K, 108 poe apikal 100 0871 NA NA
DOU-FO2-PFD0S-0-061211
ICOIITETS Sph L. 20 ppe epiey 20 NR* NR* NR*
DQU-FO2-WPF05.0-061211
{COTTTETD Spu M, 162 ppb spikat 100 NR* NR* NR*
f‘ DU-FO2-MSFO010081209
g‘ ICUTITERS 3k D, 2.8 pph spie) 20 ND 225 ' 113
DLFD2-MSF001 -0-081209
CO22788 Spk £, 108 ppo cpief 100 ND NA NA
i DLIF02-MBF002-0-081209
E i (COXITH Spx B, 2.5 ppbe spieny 20 ND 2.3 118
v DLI-FO2-MEF002-0-081209
ICSIITENN 3ph G, 700 pph apie) 100 NO NA NA
o DULFO2-MSFO03-0-081209
B [CEZIT 612 Spk M, 1.0 ppb apiks) 20 ND 271 136
- DLIFO2-MSFO03-0-081209
(COIZT ST Bk ), 108 ppls npiten) 100 NO NA, NA
e DLIF02-MSFO04-0-08120%
L (COLTT 573 Rpk J, 20 ppd spibm} 20 0,201 218 99
o OLIF02-MSF004-0-061209
{CRZITEE ek K. 190 pob wpike) 100 0.201 NA NA

ND = mmnaamwwwomwmmrul
NA = Not appiicable_ memummulmuubumhmmqwmm,
m--Nuwmmmmmn:mrmwwmm sarpls ruais,
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Table V1.

Interim Report #3 — Analysis of Fish and Clam Samples

MPI Study No.: 0137.0219
MP! Project No.: P0003267

Samples (continued)

Matrix Spike Recovery Summary of PFOA in Fish Fillet

C3 Asid PFOA
Perfusteactsneie Acld
Amount A Aml Fournd Amount
Sample Sphed " Sample Racovared Recovery
Description (g} (roa) {ng/g) (%)
OLI-FIZ-MSFOD5-0-081209
(COZZYES4 Bpk L, 28 pph wpike} 20 ND 158 8
DLIF02-MSFO0S-0-061209
{CO2TTEL Sph B, 100 ppd xprhe} 100 ND NA
OLI-FO2-IPF001-0-001212
{CO2TT 8 Sph D, 1.0 ppb spike) 20 ND 1.59 100
OLI-F024PF00N-0-081212
ICOZITESS Spk B, 100 ppb apiie) 100 ND NA NA
OL-FU24PFD02-0-061212
(COTITERE Sph K, 1.8 ppb 1pike) 0 NO 218 103
OLI-F02-IPFO02-0-061212
{CHILINS Spk &, 108 ppi epiee} 1c0 NO NA NA
DLMFO2-IPFO03.0-061212
1022707 Bpk N, 2.8 ppb splie} 2.0 ND 1.92 . o5
DALFOZ-PFO03-0-061212
{COIZYSAT Epk \, 100 ppb splke) 100 ND HNA
OLLFOZ-\PFD04-0-061212
HCER2TEAA Spi I, 1.0 pib Spike) 20 ND 207 104
DUEFOZ-IPFO04-0-081212
(CBIITIEE Bk K., 108 ppb spibe) 00 ND s RA
DU-FO2-IPFODS-0-081212
COTITINE Sph L, 28 ppb spien) 20 RO 208 104
DLI-FO2-PF005-0-081212
(CA1LT 368 Sps M, HIO ppk ko) 100 NO NA NA
OMC-F02-MEF001-0081209
{COZATEN Spk D, 16 pyb spika} 20 RO 1.61 81
DMCFC-MSFO0T-0-081209
{COZ2T 540 Spk K, (98 pp» apiin) 100 ND NA
DMIC-FU2-MSFR02-0-081209
ICATXTEN Bph B, 28 pprd 2pdu) 20 0264 1.84 79
OMC-FR-MSFO020-061209
{CORITENT Spk O, 100 g spilant 100 Q254 NA
DMC-FI2-MSFO03-0-061200
{COIITIRD Ik M. 14 ppb 5 pike) 20 021 2 100
CMC-FO2-MSFD03-0-061209
{COZYTINE Spk ), 100 ppbs spil) 100 0241 NA NA
OMC-FaZ-MSFO04-0-061212
(CHIZI B3 Sk J, 2.0 ppb npien 20 NOD 181 12}
DMC-FO2-MEF004-0-061212
(COZTSES Rk K, 109 pp epitel 100 ND NA NA
DMC-FO2-MSFO0S-0-061212
{COLATINA Spk L, 1% ppb snlba} 29 HO 1.40 7%
DMC-FO2-MSFO05-0-081242
ICH22TEN Sp4 M, 100 ppi spike} 100 ND NA HA
OMC-FO2-PFOO1-0-061212
ICOIZT 605 Bk T 2.0 ppb 3300 20 NO 261 hk7)
DMC-FR2-PFO01-0-061212
(CORITONE gk K, WO ppb splie) 100 NO NA NA
DMC -F02-IPFO02-0-0651212
{CDIZT M 30k F. 1.0 ppb cpine) 20 0754 2,36 108
OMCFO2-PF002-0-061212
(CULIT 96 Sek G, 108 pob ple} 100 0254 NA

ND 3 Hot deiectad o of abave it acospiable LOQ repoced in Table §.
NA « Not soplicable, Thie aitc spike Contanivation Wis Aol Uksd 10 MSAEs the acouraly K this snaivie,
Note; $inee this y iable shows

MPI Research

results,

y values may vary slightly from the values in the rew data.
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Interim Report #3 — Analysis of Fish and Clam Samples

MPI Study No.: 0137.0219
MPI Project No.: P0003267

Table VI. Matrix Spike Recovery Summary of PFOA in Fish Fillet
Samples (continued)

C8 Acld PFOA
Perfluorooctancic Acld
Amount Avg Amt Found Amount
Sample Spiked in Sample Recovered Recovery
Description _(ng/g) {ngfg) (ng/g) (%)
ODMC-FO2-IPF003-0-061212
{C0227587 Spk M, 2.0 ppb spike) 2.0 0.304 217 93
DMC-F02-IPF003-0-061212
{C0227897 Spk ), 100 pph spike) 100 0.304 NA NA
DMC-FO2-IPF004-0-061212
{COZ27598 Sph J, 2.0 ppb spike) 20 ND 270 135
OMC-F02-IPF004-0-081212
(0227598 Spk K, 100 ppb wpike) 100 ND NA
DMC-FO2-IPFODS-0-061212
(C0227599 Spk L, 2.0 ppb spike) 2.0 ND 2.53 127
DMC-F02-IPFO05-0-061212
{C0227598 Spk M, 100 ppb spike) 100 ND NA NA
Average: 1058
Standard Deviation: 23
ND = Not deteciad at of sbove the acceptabls LOG sepoited in Table §.
NA = Not applicable. This matrix spike concentratrion was not ueod 16 sssase the accuracy for Yus analyte,
Note: Since this ¥ table shows roundesd r its, recovery values may vary slightly from the vakies In the raw data,
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Interim Report #3 — Analysis of Fish and Clam Samples MPI Study No.: 0137.0219
MPI Project No.: 0003267

Table VII. Matrix Spike Recovery Summary of PFOA in Re-extracted

Fish Fillet Samples
C8 Acid PFOA
Perfiuorooctancitc Acid
Amount Avg Amt Found Amount
Sample Spiked in Sampla Recovered Recovery
Description {rgig) {ng/q) (ngyfg) (%)

DOU-FO2-IPFD0O5-0-061211
{C0227579 Spk F, 2.0 ppd spike) 20 NR NR NR

NR = Not reporied due to quality control failures.
Note: Since this summary table shows rounded resuits, recovery values may vary slightly from the vatues in the raw data.

MPI Research Page 38 of 151

o wmo—

I

gy,

PR

[P

Ty



Interim Report #3 — Analysis of Fish and Clam Samples MPI Study No.: 0137.0219
MPI Project No.: P0003267

e

i

Table VIII. Matrix Spike Recovery Summary of PFOA in Whole Body
Fish Samples

|

C8 Acid PFOA
hmgg‘x Acid
i Amount AVD At Foung Arvount
[ Samoie Spiked in Sample Recovered Recovery
[ Descriotion (ng/g) A0 g (%)
DL3-FO2.-MSWO01-0-081207 R
. IC92I7600 Sph D, 2.8 ppt spike) 20 NO 2.08 108
£ DL3-FO2-MSW004-0-064 207 )
éj CO22TE00 Spk £, 400 ppd spiks) 400 NO NA NA
DU3-FOZ-MSW002-0-081207 .
. (COT2760Y 3px P, L0 ppb sy 240 0.293 1.62 &6
{ | DL3-FO2-MSWD02-0-081207
L 1' {CORIT431 Spk &, 400 ppb spike} 400 0292 NA HNA
DL3-FO2-MSWO03-0-081207
y 163327301 5pk 4, 2.0 ppb wpike} 20 ND 2456 12
f ‘ OLI-FO2-MSWAB03-0-061207
Q/’ {COT27 402 Bpk 1, 400 ppb sk} £00 ND NA N&
DL3-FD2-MSW004-0-081207
10227603 Sph J, 2.0 ppie apief 2.0 ND 220 113
DLI-FO2-MSWD04-0-061207
{COITROI Bpi K, 288 ppt apike) 400 ND NA NA
DL3-FO2-MSWO05-0-081 207
(CO22T604 Sk L, 2.5 ppw spikn) 20 KD 2.42 121
-
DUL3-FU2-MSWD03-0-061 207
{CO227604 Spk M, 406 pyd spite) 400 ND NA NA
D.3-FO2-IPW001-0-081212
KCOLZ7606 Sph D, 14 ppb spile) 20 ND 213 107
i DL3-FO2.IPWOD1.0-081212
T ICBZITEOE Spk &, 60 ppb apiks) 50 ND NA . NA
551
DL3-FO2IPWO02-0-061212
(COITTRDE SpA F, 2.0 ppb spina) 23 ND 1.56 98
B DL3-FO2IPWO02-0-081212
iﬁ, (CO227408 3pk G, $0 ppbs 2 ptkey 50 ND NA
DL3-FOZ-IPVWI3.-0-081212
CAZI7607 Kpk H, 1.0 ppb spike) 20 ND 2.2y 112
DLI-FOZIPW003-0-061212
{COLITE0T Bk L §0 ppb spikn| 50 ND NA NA
DL3-FO24PWOO4-0-081212
1CO227804 Sk J. 2.0 ppb xpita) 20 RO 1.4 81
i DLI-FOZAPWOOA-0-061212
gl {CHIITE08 Tk K, 50 pob wpibe) 50 ND MA NA
DA3-FOZAPWOOS-0-081212
1CO2T7688 Sk L, 2.0 ppb spire) 20 ND 1.59 85
w4 DA3-FO24PW005-0-061212
(COZYSCS Spk M, 58 ppb spike} 50 ND NA NA
’ DL2-FO2-MSWOO1-0-081211
(COLITSI8 Bpk 0, 2.0 ppd apike) 20 0377 2.70 18
- DL2F02-MSWO01-0-061211
: {CO2TTEIR Epk €, 490 pob wpikn} 400 0377 NA, NA
! L2-FO2-MSW002-0-061211
(COIZTE11 Bpk F, 1.0 ppb apibe) 20 0.350 204 75
- DL2-FO2-MSWI02-0-081211
(COLLTRTT Spk O, 408 pob bpiks) 400 0.5%0 NA NA

ND = Not detecusd at of abeve the acceplativ LOO reportad n Tatie ifl,
RA = Mot spplicably. This matrix spixe concerwmtrion was 1ot used W AEBMAN tha BcCurEcy for it enalyte.
Nots: Sinca this summary tabls shows raunded raauiis. recovary values may vary slightly from ihe valuet in the raw data.
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Interim Report #3 — Analysis of Fish and Clam Samples

Fish Samples (continued)

MPI1 Study No.: 0137.0219
MPI Project No.: P0003267

Table VIIL. Matrix Spike Recovery Summary of PFOA in Whole Body

C8 Acid PFOA
Perftuornoctanoke Acld
Anount - Avg Amt Found Amount
Sampia Spked in Samp Rax d Recovery
Desaription {nam (ray/g) (rg) %)
DLZFD2-1PVW001-0-061209
(CO22T412 Aph O, 2.0 ppb spike) 20 ND 185 s
DL2-F02-4PW001-0-061209
(COZATHI Sph K, 200 ppD apha) 200 ND NA
DL2-FQ24PWOC2.0-0681203
(CO227613 SpX F, 1.0 opb spine) 20 NO 207 104
DL2-FC2-1PW002-0-06 4209
(CO22TH13 $pk O, 2108 pph spire} 200 ND NA NA
O1.2-FOZ-IPWO03-0-081209
{TOIZTETS Sph N, 1.8 ppb spiked 20 ND 1.44 72
DL2-F02-1PWD03-0-081 209
(COTZTA14 Spk f, 200 pph npike) 200 NO NA NA
Dt2-F02-IPWOO4-0-061208
(COZZTEIE Spu d, 1.9 ppb spike) 20 ND .79 80
DL2-F02-1PWOO4-3-061208
(COLITE18 Bpk K. 208 ppi spive) 200 ND NA
DL2-FQ2-PWO0S-0-061209
(GOLIYETE Sk 1, 1.8 pplt spike) 2.0 ND 1.68 84
DL2-F02-IPWODS-0-061209
{COZITE S Spk M, 190 pprt splke) 200 ND NA
- DBC-FO2-MSWO01-0-061207
(COZ2THIT Bpk D, 1.9 ppd spha} 20 289 513 112
DBC-FO2-MSWO01-0-081207
(CRITTRIY Spk K, 16006 ppb spibe) 10000 289 NA NA
DBC-FO2-MEW002-0-081207
(COLITEAD Sk I, 1.8 ppb mpka) 20 268 483 100
DBC-FO2-MSW002-0-081207
(COI2TEIN Spk G, 10008 pab- apiks) 10000 268 NA
UBC-FO2-MSWO03.0-081207
{CULZTON B Sk H, 18 pph spie) 20 130 3z 98
DBC-FU2-MSW003-0-081207
{CH227619 Spk i, 10004 ppb spike) 10000 1,30 NA
DBC-F02-MSWO04-0-081207
(CO227RI Bipk 4, 1.0 ppb wpicel 29 1.58 407 128
DBC-F02-MSWO04-0-081207 .
{CO227629 Spk K, 10008 pob apikag 10000 1.66 NA NA
DBC-FU2- MSWO005-0-061207
LCOZ2TNIL Bpx L, 20 ppb apihe) 20 1.74 3985 "
DBC-FO2-MSWOLE-0-061 207
ICOTIT621 Spk M, 19000 pph apixa) 10000 .74 MNA NA
DBEC-FO2.IPWO01.0-081211
{CO2IT6T2 Wk D, 18 ppd spike} 20 1.14 325 108
DBC-FD2-1PWOU1-0-081211 .
ICPZIT2T Bpk £, $00 ppb spire} 5000 1.14 NA
OBC-FOZ-IPW002-0-061211
{CO22T6IT Tk F, 2.0 ppb 004} 20 0.640 267 102
DEC-FO2-IPYVWO02-0-081211
{COZZTNLI BpX G, 6008 b spika} 5000 0.640 NRA NA

MPI Research

ND = Nol deiected af o sbove the scceptabla LOG reponted in Teble lil.
NA = Noit appicabin, This matrix splie cONCROERION wits Not used 10 SEsess the scoaracy o this ansigte.
Note: Siioe T summary table shows rounded results, recovery values may vary sEghtly from thre vatues in the caw data.
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Interim Report #3 — Analysis of Fish and Clam Samples MPI Study No.: 0137.0219
MPI Project No.: POU03267

Table VIII. Matrix Spike Recovery Summary of PFOA in Whole Body
Fish Samples (continued)

C8 Acid PFOA
Parfiuevo wctanolc ackd
Amount Avg Amt Found Amount
Sample Spiked in Sample Recovened Recavery
Cascription {ng'g) g {rgrg) (%)
CBC-FO2-IPWO03-0-061211
(COT2TE24 Bpk M, 2.0 ppb spika) 2Q0 201 421 111
DBC-FO2-{PWOD03-0-061211
(CO227624 Bk L, 3008 ppd spika) 5000 201 NA NA
DBC-FO2-IPWOOC4-0-063211
(COTITHIE B0% 3, 2.8 ppb tpikn) 20 ND 243 122
DAC-FO2-IPWO004-0-081211
[CO22T6.25 Spk K, 5080 ot spik) §000 ND NA NA
DAC-FO2-IPW00S.0-081211
ICO22T328 Spu L. 1.0 ppb tpika) 20 1.48 183 ks
OBC-FO2-PWD05.0-061 211
(CONT626 Ipk M, 500 ppts wrike) 5000 148 NA NA
DOU-FO244SWO01-0.061200
{CU22TE17 Sk O, 2.0 ppb apiha) 20 114 317 102
DOU-F 07-M8W001-0-061209
{CO2TEIT Spk E, 26508 ppb spike) 25000 1.14 NA A
DOU-F02-MSWO02-0-081212
(CHLITEIS Bpk F, 2.9 ppb epike) 20 3.05 495 95
DOU-FOZ-MSWO02-0-D64212
{CO117628 Spk O, 23890 ppb spike) 25000 3.08 NA NA
DOU-FOZ-MSWO03-0-081212
(CO227820 DU K, 2.5 ppb spita) 20 NR* NR* NR*
DOU-FO2-MSW003-0-061212
(CO22TEIE Sph L, 25008 ppb spiay 25000 NR* NR* NR*
OOU-FO2-MSWOG4-0-081212
HOLZTOD Bph 4, 1.9 ppb splka) 20 .07 382 128
DOULF0Z-MSW004-0-051212 )
(COTZTEIP Sk K. IB0BO ppb spike) 25000 107 NA NA
DOU-FO2-MSWOQS-0-081212
(6227631 Bpkc i, 2.0 pph splkeg 20 387 541 77
OOU-F02-MBWONS-0-061212
(CBIZTEI Spk W, 5008 ppb uplea) 26000 387 NA NA
DOU-FOZ4PWO01-0-081212
{COZ21833 Bpk D, 1.0 pod aplief 20 0.628 285 11t
DOU-FO24PW001-0-061212
(CA2ITEIZ 3pk E, §000 ¢p b pika} 5000 0.826 NA NA
DOUFO24PWE0Z.0-061212
{COZIINTS Bpic F. 2.0 ppb spika) 20 0.875 2.30 "
DOU-FO4PWO02-0-061212
(C0227633 Spk @, 5650 ppb spike) 5000 0475 NA NA
DOU-FOZ.IPWODI-0-081212
ICU2ITE34 B0k K, 2.0 pale spike} 20 1.76 422 123
DOU-FOZ-IPWD03-0-081212
HCUL12TE34 3ph L, 50D ppb spike} 3000 176 NA NA
DOU-FOZ-1PWOD4-0-061212
(COZETEXE Spic J, L8 ppb 5pie) F2) NO 22 "
OOU-FOR-IPW004-0-051212
ICIZETAE DK K. 5008 pps s pika) 5000 ND RA NA

ND = Not catected ator shove the scceptanie LOG reported in Tabie 14,

NA = gt rpphcatle. Ting Makix 4piks conCantratnon was Nl used 10 acaess the accuracy for this aratyts,

NR* = Not reporied dua (o quaiity control islhass: see Table 1X lof re-exiracted SAMple fasus.

fote: Since this curmmsary table shows rounded results, recovecy values may vary sightly from the valuss n the raw dwta.
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[nterim Report #3 — Analysis of Fish and Clam Samples

MPI Study No.: 0137.0219
MPI Project No.: P0O003267

Fish Samples (continued)

Table VIII. Matrix Spike Recovery Summary of PFOA in Whole Body

CY ACKI PFOA
Perfluoroocuneit Acid
Amount Avg At Found Amount
Sample ‘Sprked In Sample Recoverad Recovary
Description {ng'g) (ng/g) (ng/g) (%)

DOU-FO2-1PW005-0-081212

{CO227634 Spk L, .0 ppb splie} 20 1.10 262 76
DOU-FO2ZAPWO0S-0-081212
{C0227636 Spk M, 5000 ppb spike) 5000 118 NA, NA
DLA-FOZ-MESWOO1 0-081209

(COLI7637 Spk D, 2.9 ppb spike) 20 0338 2.37 102
DL1-F02-MSW001-0-051209
(CO227637 SpX K, 1600 pyb spike} 1000 2,339 NA NA
DL1-FO2MSW002-.0-081200

{CO22TR3S Spk F, 2.0 ppb spike) 20 0,393 299 130
DL{-FO2-MSW002-0-061208
{CUZITIS Sph G, 1000 ppb spike) 1000 0399 NA NA
DL1-FOZ-MSW003-0-081209

(COTZTEYS Spk H, 1.9 ppb spitar) 20 0.405 m 130
DL1-F02-MSWO03-0-081208

IGULITENS Spk |, 1000 ppb spike) 1000 0408 NA NA
DL1-FO2-M5W004-0-061209

{COZITEM0 Spk J, 2.0 ppb spike} 20 0,330 21 121
DL 1-F02-MEWO004-0-081208

HCO22THAD B3k K, Y000 ppU Splks) 1000 0.330 NA NA
DLI-FO2-MEW005-0-061209

(C0217841 Spk L, 2.0 ppb splin) 20 0.490 3.05 128
DL1FO2-MSWI0S-0-081209
{COIZTELT SpX M, 1000 ppb spiice) 1000 0.490 NA HA

O FO2-PW001-0-061212

{CO2ZT642 Sph D, 2.0 ppb spike} 2.0 0.308 1.74 72

DLI-FO2-IPWD01.0-061212

[CORITEAZ Bpk B, 200 ppb spike] 200 0.508 NA NA

DLA-FO2-IPWO02-0-061212 .

{CORET443 Spk F, 2.0 ppb apthe) 20 0338 2.28 28

DLYFD24PW002-0-061212

[CAZ2T842 Spk O, 700 ppb spine) 200 0.338 NA NA

DLI-FO2-IPWD0R-0-061242

{CO2EY844 Sp W, 1.0 pph spthe) 20 0.309 1.58 83

DU1-FO2-1PVW003-0-061212

{CH2ZTEA4 Spk |, 200 ppb epike} 200 0.209 N&

OL1-FO2HPWON4-0-081215

{COZITRES Bph J, 1.0 pph spiks) 20 0.263 230 102

DLI-FO2-1PWOM-0-081215

(COLATHES Bpk 1, 308 ppb sptes} 200 0.263 NA NA

DL1-FOZ-IPWO0S-0-061215

{CORITRAS Spk L, 2.0 ppd spine} 20 0.524 1.7¢ 63

DL 1-F02-IFWD05-0-061245

({COZZTHAE Spk M, 100 ppb apiks) 200 0.524 NA NA
DMC-FO2-MIWO01-0-081209

(COXITEY Spk O, 2.0 ppb spika) 20 ND 239 120
DMC-F02-MSWO01-0-061209

[CO22TE4T Rok B, 1000 ppb 3plke) 1000 ND NA NA

MPI Research

RO = Not detected st or sbove e acceptalia LOG reporied in Table il
HA = Not appiconble. This matix sake CONGNiIion was not used 10 356088 e JTCUTECY K Mis analyts.
Note: $ince this summary table shows rounded results, rcovery vakies may vacy sRgntly from the vidues (n the rew data.
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Interim Report #3 — Analysis of Fish and Clam Samples | MPI Study No.: 0137.0219
: MP1 Project No.: P0003267

Table VIIL. Matrix Spike Recovery Summary of PFOA in Whole Body
£ Fish Samples (continued)

C8 Acid PFOA
R Parfluarooctanoic Acid
[ : Amount Avg Amt Found Amount
b Sample Spiked in Sample Recovered Recovery
Deseription (rafn) (np/g) ng/yy ()
it’ DMC-F02-MSW002-0-061209
b (C0227648 Spk F, 2.0 ppb $pike) 20 0.570 229 86
ot
DMC-FO2-MSW002-0-061208
N (CO227T848 Spk G, 1000 ppb spike) 1000 4.570 NA
.
é; i DMC-F02-MSW003-0-061209 :
i (C0227849 Spk H, 2.0 ppb spike) 2.0 0.423 247 102
DMC-F02-MSWG03-0-061209
(C0227849 Spk 1, 1000 ppb spike) 1000 0.423 NA NA
DMC-F02-MSW004.0-061212
(C0227650 Spk J, 2.0 ppb apike) 20 0.842 2.23 69
DMC-FO2-MSW004-0-061212
@ (C0227650 Sk K, 1000 ppb spike) 1000 0.842 NA NA
4
DOMC-F02-MSWO005-0-061212
po— (C02276514 Spk L, 2.0 ppb spike) 2.0 0.351 2.56 110
' DMC-F02-MSW005-0-061212
1 (CO227861 Spk W, 1800 ppb spiko) 1000 0.351 NA NA
e DMC-F024PWO001-0-081212
& } {C0227662 Spk D, 2.0 ppb spike) 20 ND 172 86
- DMC-FO2-IPWD01-0-061212
{C0227852 Spk E, 200 pph spike) 200 NOD
b DMC-F02-1PYW002-0-081212
i j {CUZZTEB3 Spk F, 20 ppb spike) 20 ND 183 92
DMC-FD2-1PW002-0-061212
; {C0227653 Spk G, 200 ppb spike) 200 ND NA NA
L DMC-F024PW003-0-061212
(CU227654 Bpk H, 1.0 ppb spiks) 20 ND 1.50 75
OMC-FO2-IPW003-0-061212
{CO227668 Spk 1, 200 ppb spike) 200 ND NA NA
DMC-FOZ-IPW004-0-061212
(C0227658 Spk J, 2.0 ppb spike} 20 ND 242 121
7 DMC-F02-IPW004-0-061212
0 (CO227658 Spk K, 200 ppbs spike) 200 NO NA NA
DMC-F02-1PWD05-0-061212
-y (CO22T658 Spk L, 2.0 ppb spike) 20 ND 142 71
f OMC-F02-1PW005-0-061212
! (COZ27058 Spk M, 200 ppb spike) 200 ND NA NA
£ Average: 1]
o Standard Deviation: 20

ND = Not detecied at or above the acceptable LOG reported in Table HiI,
NA = Naot applicable. This matrix spike concentratrion was not used Ip assess the accuracy for s analyte.
Note: Sinco this surnmary table shows rounded Tesuls, recovery values may vary stightly from the valuas in the 3w data
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Interim Report #3 — Analysis of Fish and Clam Samples

MPI Study No.: 6137.0219

MPI Project No.: P0003267

Table IX. Matrix Spike Recovery Summary of PFOA in Re-extracted

Whole Body Fish Samples

C8 Acid PFOA
Perfluorooctanoit Ac'd
Amoun Avg Amt Found Amaount
Sample Spiked n Sample Recovered Racovery
Dascription {ng/q) ng'g) (hglg) (%)
DOU-FO2-MSW003-0-081212
{C022762% Spk E, 2.0 ppb apike) 2.0 123 3.01 89
Average: 1]
Standard Daeviation: NA
Note: Since this summary fable shows rounded resuits, recovery values may vary dightly irom the valuss in the raw data,
MP1 Research
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Interim Report #3 — Analysis of Fish and Clam Samples

MPI Study No.: 0137.0219
MPI Project No.: P0003267

Table X.  Matrix Spike Recovery Summary of PFOA in Clam

Samples
C8 Acld PFOA
Porfluorcoctanoic Acid
Amount Avg Amt Found Amount
Sample 8piked in Sample Recovered Recovery
Dascription (ng/g} {ng/g) {rg/g) {%)
DL3-102-CFWD01-0-061219 )

{CO227658 Spu D, 2.0 ppbs Spike) 20 0.219 2.95 137
DL3-102-CFW001-0-061218

{C0227658 8pk E, 20 ppb Spike) 20 0219 NA NA
DL2-102-CFW001-0-061219

(C0227659 Spk F, 2.0 ppb Spike) 20 0.360 2,78 121
DL2-102-CFWDQ1-0-061219

{CO227659 Spk G, 20 ppb Spike} 20 0.180 NA NA
DBC-i02-CFW001-0-061219

(C0227660 SpK H, 2.0 pph Spike} 2.0 0.899 3zs 118
DBC-102-CFW001.0-061219

(CO22T680 Spk |, 20 ppb Splke) 20 0.899 NA NA
D0U-102-CFW001.0-061219

{CR227681 Spk U, 2.0 ppb Spike) 20 0.845 3.04 110
DOU-102-CFW001-0-061218

{C0227861 Spk K, 20 ppb Spike) 20 0.845 NA NA
DU-02-CFW001-0-061219

{Co22Y662 Spk L, 2.0 ppb Spike) 2.0 0.211 2.08 93
DLI-02-CFW001-0-061219

(C0227862 Spk M, 20 ppb Spike) 20 0.211 NA
DMCH02-CFW001-0-061219

{C02I7883 Spk N, 2.0 pph Spike) 2.0 ND 1.73 a7
OMC-102-CFWD01-0-061219

(CO227883 Spk O, 20 ppb Spike) 20 ND NA NA

Aversge: 111

Standard Deviation: 19

ND = Not detected at or above the acceplable LOQ reportad in Table V.
NA = Not applicabte. This matrix spike concentratrion was not used 1o astass the sccuracy for this anatyte.
Note: Since this summary table shows rounded results, facovery values may vary slightly from the valuss In the raw data,
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Interim Report #3 — Analysis of Fish and Clam Samples MPI Study Ne.: 0137.0219
MPI Project No.: P0003267

FIGURES
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Interim Report #3 — Analysis of Fish and Clam Samples

Figure 1.

MPI Study No.: 0137.0219
MP1 Project No.: P0003267

Typical Extracted Calibration Curve for PFOA in Catfish

Fillet Matrix
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Figure 2.

MP1 Study No.: ¢137.0219
MPI Project No.: P0003267

Extracted Standards of PFOA in Catfish Fillet Matrix,
0.025 ng/mL (0.10 ng/g) and 0.050 ng/mL (0.20 ng/g),
Respectively
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MP1 Project No.: P0003267

Figure3. PFOA in a Control Catfish Fillet, a 0.075 ng/mL (0.30 ng/g)
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Chromatogram Representing a Catfish Fillet Sample
Analyzed for PFOA (ExyLIMS ID: C0227553, Data Set:
011108C)

(EOA UNRROWE) 49303500 amu - saaeple 45 0F SSTHOM OTTTOSCwIlF
coumty Heigat: 3,274-4¥2cpe RT: . B mim

1208

12,70

BT SO VN0, P N WP o
1 2 3 4 s 13 14 k-1 10

Time, min

MPI Research Page 50 of 151

e

s S ouco o S o S % B s v B




o v,

grr———y

A ety

e ey
et o

-

T
P

n
b

Y

%

Interim Report #3 — Analysis of Fish and Clam Samples

Figure 5,
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Figure 6.  Extracted Standards of PFOA in Bass Fillet Matrix, 0.025
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Interim Report #3 — Analysis of Fish and Clam Samples MPI Study No.; 0137.0219

MP) Project No.: PO003267

Figure 7. PFOA in a Control Bass Fillet, a 0.075 ng/mL (0.30 ng/g)
Fortified Bass Fillet Spike A, a 0.50 ng/mL (2.0 ng/g)
Fortified Bass Fillet Spike B, and a 4.0 ng/mL (16 ng/g)
Fortified Bass Fillet Spike C, Respectively
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Figure 8. Chromatogram Representing a Bass Fillet Sample
Analyzed for PFOA (ExyLIMS ID: C0227581, Data Set:
010308C)
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Interim Report #3 — Analysis of Fish and Clam Samples

Figure 9.

MPI Study No.: 0137.0219
MPI Project No.: P0003267

Typical Extracted Calibration Curve for PFOA in Whole

Body Catfish Matrix
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Figure 10. Extracted Standards of PFOA in Whole Body Catfish
Matrix, 0.025 ng/mL (0.10 ng/g) and 0.050 ng/mL (0.20
ng/g), Respectively :
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Interim Report #3 — Analysis of Fish and Clam Samples

(0.30 ng/g) Fortified Whole Body Catfish Spike A, a 0.50
ng/mL (2.0 ng/g) Fortified Whole Body Catfish Spike B,
and a 4.0 ng/mL (16 ng/g) Fortified Whole Body Catfish
Spike C, Respectively
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Figure 11. PFOA in a Control Whole Body Catfish, a 0.075 ng/mL
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Figure 12. Chromatogram Representing a Whole Body Catfish Sample
Analyzed for PFOA (ExyLIMS ID: C0227606, Data Set:
032108A)
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MP1 Study No.: ¢137.0219
MPI Project No.: P0003267

Figure 13. Typical Extracted Calibration Curve for PFOA in Whole

Body Bass Matrix
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Figure 14. Extracted Standards of PFOA in Whole Body Bass Matrix,
0.01 ng/mL (0.10 ng/g) and 0.02 ng/mL (0.20 ng/g),
Respectively
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Figure 15. PFOA in a Control Whole Body Bass, a 0.03 ng/mL (0.30

; ng/g) Fortified Whole Body Bass Spike A, a 0.2 ng/mL (2.0
| ng/g) Fortified Whole Body Bass Spike B, and a 4.0 ng/mL
(40 ng/g) Fortified Whole Body Bass Spike C, Respectively
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MPI Study No.: 0137.0219
MP1 Project No.: P0003267

Figure 16. Chromatogram Representing a Whole Body Bass Sample
Analyzed for PFOA (ExyLIMS ID: C0227637, Data Set:

042408B)
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e 17. Typical Extracted Calibration Curve for PFOA in Clam
Matrix
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Figure 18. Extracted Standards of PFOA in Clam Matrix, 0.025
ng/mL (0.10 ng/g) and 0.050 ng/mL (0.20 ng/g), P

.
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Figure 19. PFOA in a Control Clam, a 0.075 ng/mL (0.30 ng/g)
Fortified Clam Spike A, a 0.50 ng/mL (2.0 ng/g) Fortified
Clam Spike B, and a 4.0 ng/mL (16 ng/g) Fortified Clam
Spike C, Respectively
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Figure 20. Chromatogram Representing a Clam Sample Analyzed for
PFOA (ExyLIMS ID: C0227658, Data Set: 050508A)
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GROUNDWATER SAMPLING
TECHNICAL PROGRESS REPORT
3M AND DYNEON DECATUR, ALABAMA

As part of the groundwater assessment associated with the former sludge incorporation area, 17
monitoring wells were constructed from November 2005 through April 2006 to evaluate
groundwater conditions associated with the perimeter of the property. The locations include two
well clusters located west of the former sludge incorporation area (monitoring wells
601R/601S/601L and 602R/602S/602L), two well clusters south of the former sludge
incorporation area (monitoring wells 603R/6038/603L\and 601R/601S/601L), one well cluster at
the east side of the former sludge incorporation area (monitoring wells 138R/138S/138L in F ield
11), and one well cluster on the east side of Bakers Creek (monitoring wells 605R/605L).

Initial sampling and analysis of groundwater for PFOA was performed in April 2006 and
reported in the October 25, 2006 Quarterly Status Report and the 2008 Data Assessment Report.
A second round of groundwater sampling of the off-site monitoring well clusters 601 through
605 was performed in September 2006 prior to the abandonment of the 601R/601S/601L wells
before commencement of construction activities at that location. In addition, groundwater
samples were collected from the 605R and 605L wells in April 2008. Analytical results for the
September 2007 and April 2008 sampling rounds are tabulated in Table 1 and shown in Figure 1.

The groundwater laboratory data packages for PFOA (Interim Reports 4 and 5) are provided in
an appendix to this attachment.
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Table 1 Off-Site Groundwater PFOA Concentrations

September 2007/April 2008

Sample Average PFOA
Sample ID Well Date (n_g!mL, ppb)
DAL-GW-601R-0-070920 601R 20-Sep-07 0.179
DAL-GW-6015-0-070920 6018 20-Sep-07 0.221
DAL-GW-601L-0-070520 601L 20-Sep-07 11.0
DAL-GW-6028-0-070920 6028 20-Sep-07 0.363
DAL-GW-602L-0-070920 602L 20-Sep-07 2.75
DAL-GW-6038-0-070920 603S 20-Sep-07 1.29
DAL-GW-603L-0-070920 603L 20-Sep-07 0.346
DAL-GW604S5-0-070920 604S 20-Sep-07 1.11
DAL-GW-6041-0-070920 604L 20-Sep-07 1.30
DAL-GW-605R-0-070920 605R. 20-Sep-07 0.0532
DAL-GW-605R-0-080401 01-Apr-08 0.105
DAL-GW-605L-0-070920 605L 20-Sep-07 31.6
DAL-GW-605L-0-080401 01-Apr-08 4.65
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